Experimental procedures
XRD data were collected at room temperature (ca. 300 K) in transmission geometry using the Cu K radiation (= 1.54 Å) with a New D8 ADVANCE diffractometer (Bruker AXS) operated at 40 kV and 40 mA. Patterns were collected in a 2 range from 38 ° to 90 ° with a step of 0.04 ° and an exposure time of 6 sec/step unless otherwise noted. The starting "-Fe 16 N 2 nanoparticles were sealed in borosilicate capillaries (internal diameter: 0.3 mm) under a N 2 or Ar atmosphere and then heat-treated by immersing the sealed capillaries in a preheated oil bath (473, 493, 503 and 513 K) for certain periods of time. After the heat-treatment, the glass capillaries were rapidly cooled down to room temperature and subjected to XRD measurements. Rietveld analyses were performed by using a commercially available program (TOPAS ver. 4.2).
The diffractometer was calibrated by using NIST SRM640d Silicon powder as an external standard. Independently, mass spectroscopic analysis of gases evolved on heating up to 530 K (10 K/min) in flowing Ar was performed using a TG-DTA2000SA thermogravimetric/differential thermal analysis apparatus equipped with an MS9610 quadrupole mass spectrometer (Bruker AXS). 
